In contrast to the metal-ion chemistry of macrocyclic multidentate ligands, incorporating all of the ether-oxygens (crown ethers) or all nitrogen donor atoms (macrocyclic polyamines), the chemistry of mixed oxygen-nitrogen, OxNy (x,y = 2,3,4,…), donor type macrocycles has received less attention. 1 On the other hand, the incorporation of nitrogen-oxygen donor atoms in the macrocyclic rings has increased the affinity for transition metal cations. These kinds of applications are of fundamental importance for broad areas of coordination and bio-chemistry. 2 Hence, a number of mixed macrocyclic multidentate ligand complexes have been extensively investigated in order to x65 ANALYTICAL SCIENCES 2006, VOL. 22 X-ray Structure Analysis Online Crystal Structure of 2,6-Dioxa-14,18-diazatricyclo-[18.4.0.0 7,12 ]-tetracosa- 7,9,11,20,22,24(1 
understand their synthetic, thermo-dynamic, selective-ion binding and structural properties of complex formation. 3 The title compound was prepared from the reaction of [2,6-Dioxa-14,18-diazatricyclo-[18.4.0.0 7,12 ]-tetracosa-7,9,11, 20,22,24(1)-hexaene (0.87 g, 2.69 mmol) and Pd(CH3CO2)2 (0.60 g, 2.69 mmol) in CH2Cl2 (150 ml). The mixture was refluxed for 3 h and then the solution was cooled and filtered. The pale-yellow product was crystallized from a CHCl3/hexane mixture (3:1), (yield 0.55 g, 63%, decompose point 583 K).
The X-ray analysis results are given in Tables 1 -4 . The H3A, H3B, H4A, H4B, H8, H25A, H25B, H25C, H29A, H29B and H29C atoms were positioned geometrically and refined by using a riding model; the remaining H atoms were located by a difference synthesis and refined isotropically.
The molecular structure of the title compound is shown in Fig.  2 . The Pd(II) ion is at a distance of -0.0062(2)Å to the best plane of the N14, N18, O28, O32 atoms, and the coordination geometry of Pd(II) is square planar, which can be compared with the corresponding value of -0.1060(3)Å in {2,5-dioxa-13,16,19-triazatricyclo[19.4.0.0 6,11 ]-pentacosa-6,8,10, 21,23,25(1)-hexaenediacetato}palladium(II)·trihydrate. 4 The average valance bond angle around Pd(II) is 90.02(13)˚. The acetate ligands are bonded monodentately to the Pd(II) ion. On the other hand, the oxygen atoms of the acetate ligands are hydrogen bonded (Table 4 ) to the nitrogens of the 16-membered macrocyclic ring (Fig. 2) . The acetate ligands are in the cisconfiguration. The nitrogens of the 16-membered macrocyclic ring are bonded bidentately to the Pd(II) ion. The nitrogen atoms in the 16-membered macro-cyclic ring are bonded bidentately, while no etheric oxygen atom is coordinated. This phenomenon has been found in several related complexes. 4 The etheric oxygens are interestingly hydrogen bonded to each hydrogen of the benzylic CH2 groups (Fig. 2) .
The molecule is made up of one bicyclic ring fused by a NPdN fragment and two acetate ligands. The 6-membered ring A(Pd/N14/C15/C16/C17/N18) is in a slightly distorted chair conformation, as evidenced by the puckering parameters: 5 Φ2 = 152.8(5.5), θ2 = 176.2(4)˚, and QT = 0.639(4)Å. The torsion angles of the 16-membered macrocycle (Table 3) Table 2 Final atomic coordinates and equivalent isotropic thermal parameters Table 3 Selected bond distances (Å) and angles (˚) 
